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The present invention relates to dyestuif 
preparations which will render valuable serv 
ices in the dyeing of textile goods. It com 
prises the new preparations, the method of 

5 producing same, and the material dyed with 
the new products. a 

It has been found that the products, which 
are obtained by treating with sulfonating 
agents the resinous residues which are ob 

10 tained as by-products at the ‘recti?cation of 
benzaldehyde have the surprising property 
that they greatly facilitate the production of 
dyestuff preparations in which the dyestu?' 
must be present in a ?nely dispersed form. 
These dyestuif preparations are made by 

treatment of dyestu? pastes or suspensions, 
respectively, with the said aids. If the dye 
stuif particles be already present in the dye 
stu? pastes or suspensions in a suf?ciently 

2o ?ne form, the addition of a small quantity of 
the aid will suffice to remove the cohesion 
forces which. drive thesingle dyestuff par 
ticles to agglomerate to greater and still 
greater conglomerates. In'this way the dye 

25 stuii' pastes will be prevented from stiffening‘ 
and the dyestuif emulsions from settling 
down. This constitutes a considerable tech 
nical advance. If the dyestuff particlesof the 
pastes or suspensions'are coarse~grained or 

so even coarsely crystalline, they are triturated 
in ‘a suitable mill with the aid. , There are 
thus obtained in a short time stable emulsions 
or pastes, respectively, in which the solid dye 
stuii' particles are now present in a colloidal 

35 suspension or they may be dissolved. 
The new dyestuff preparations are useful, 

for a variety of purposes.‘ For instance, if 
an azo-dyestuff, an indophenol or an anthra 
quinone derivative, any of which has an ailin 

' 40 ity for acetate silk, is rubbed with a solution 
of one of the new sulphonation products an 

v emulsion is produced which dyes acetate silk 
or cellulose ester fast tints without an addi 
tion of soap. If vat dyestuffs are thus treat 

45 ed thinly liquid’ pastes. are obtained which 

possess the great advantage that they do not' 
or only exceedingly slowly separate into the’ 
component parts. - 
For the purposes above mentioned there 

will suffice as a rule small quantities of the 
new aids,.for example ,1 to 5 per cent of the 
dry dyestuff. _ 
These preparations may also be converted 

into solid products, which disintegrate in the' 
.presence of water with formation of ?ne 
emulsions of dyestufi', by drying them, pref 
erably in a vacuum and at temperatures 
which are not too high ('e. g. 80° to 120° 0.). 
It is preferable to use in this case consider 
ably more of the aid, that is up to a quantity 
equal to that of the dyestuif. One may then 
replace a part of the new sulfonation product 
by other products, such as molasses or sul?te 
cellulose waste liquor. The possibility of 
making such solid preparations is of par 
ticular value not only for dyestuffs suitable 
for acetate silk but for vat-dyestuffs. 
The following examples illustrate the 

invention, the parts being by weight : 
' Example 1 

15. parts of the dyestu? from dia'zotized 
paranitraniline and cresidine of the formula 

OCH; 

in the form of a press cake of 30 per ‘cent 
strength are stirred with 25 parts of a so 
lution of 50 per cent strength of the'sul 
fonation product obtained by sulfonating 
the resinous residues which are obtained at 
the recti?cation of benzaldehyde as by 
products (cf. the copending application Se 
rial No. 193,738 ?led May 23, 1927) until a 
sample gives a completely homogeneous 
emulsion in ‘water. ‘ 
a ?uid paste which is thoroughly well suit 
ed for making, for instance, a dye-bath for 
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acetate silk. 7 Similar pastes are produced 
when a pyrazolone-az'o-dyestu?i', an anthra 
quinone derivative or an indophenol is sub 
stituted for the aminoazo-dyestu?. 

Ewample 2 
10 .parts of the azo-dyestu?z' from diazo 

benzine and 1 - phenyl- 3-methyl - 5-pyrazo 
lone of the formula 

0 

Own]; | C/ 
\o=N ’ 

in form of a press-cake of 50 per cent 
strength,‘ are ?rst stirred in a ball-mill 
with 0.2 part of a solution of 50. per cent 
strength of the sulfonation product of the 
resinous residue obtained as by-product at 
the recti?cation of benzaldehyde, and 5 

Y parts of water, until a homogeneous emul 

25 

30 

sion is obtained. _ This emulsion is a very ’ 
stable preparation which is excellently suit 
able for the dyeing of acetate silk. . 

If the pasty preparation is to be con 
verted into a dry powder, it will be of ad 
vantage to mix the same with 30 parts of 
a 50 per cent solution of sul?te cellulose 
waste liquor, then stirring the mass until 
it is fully mixed, and ?nally drying the 
same, preferably in a vacuum. There is 
thus ‘obtained a yellow powder which, when 

- ?nely ground, will disperse in water with 
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equal ease as the paste started from. 
Analogous results are obtained with 

ammoazo-dyestu?'s and indophenols. 
Ewample 3 i 

A paste of 30 parts of the dyestuif from 
diazotized para-nitraniline and cresidine of 
the formula 

'. . 09H‘ 7 

in the form of a press cake, of 30 per cent 
strength, is'mixed with 200 parts of a solu 
tion of 50 per‘ cent strength of the product 
made in accordance with Example 1, and 
the mixture is dried in a vacuum and sub 
sequently powdered. The dry product yields 
‘with water emulsions which have the same 
properties as those obtainable from the 
pastes. _ ' 

Example 4 
7 10 ‘parts l-amino-li-hydroxyanthraquin 
one of the formula 

0 NH: 
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‘in form of a dyestu?' paste of 20 per 
cent strength are ?rst rubbed with 0.5 part 
of the sulfonated resinous residue which is 
obtained at the recti?cation of benzalde 
hyde as a by-product. To this mass which 
has become thinner there are introduced ‘29 
parts of sul?te cellulose liquor of 50 per 
cent strength. The mass is then stirred un 
til a homogeneous mixture is obtained, fol 
lowed by drying the same, preferably in a 
,vacuum. There‘ is thus obtained a red 
‘brown powder whlch spreads 1n water with 
formation of a blue-red suspension. From 
this suspension acetate silk is dyed in blue 
red tints. . . 

Similarly there may also be treated 
aminoanthraquinone,‘ aminobenzanthrone, 
1 : Zi-diaminoanthraoluinone, 1 : 4 : 5 : 8-tetra 
aminoanthraquinone, and the like. 

Eat-maple 5 
400 parts of a press-cake of ?avanthrene 

of the formula 
' o 

of 18 per cent strength are stirred with 4 
parts of the sodium salt of the sulfonation 
product mentioned in Example 1, whereby 
the paste becomes more ?uid. The product 
passes into a vat immediately in presence of 
an alkaline sodium hydrosul?te solution and 
the vat-dyes cotton fast yellow tints. ‘ 
By drying this suspension, preferably, as 

mentioned in the preceding example, with ad 
dition of sul?te cellulose waste liquor, there is 
obtained a solid preparation which can easily 
be powdered and disintegrates in presence of, 
water immediately into a homogeneous ?ne 
ly dispersed emulsion. The powder is par 
ticularly useful in cotton printing, since when 
made into a paste with water the paste can 
be mixed with the printing colour which is of 
great advantage for the printing process 
using hydro'sul?te formaldehyde. 

Similar results are obtained with the other 
' vat dyestu?'s of the anthraquinone series, such 
as 1 : 2 : 1’ : 2'-dihydroanthraquinone azine 
and the halogen substitution products there 

‘ of, pyranthrone and the like, and the known 
indigoid dyestuffs. 
What wevclaim is :— 
1. As a step in the manufacture of dyestuff 

preparations the treatment of mixtures of dif 
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?cultly soluble dyestu?'s and water with the 
sulfonation product of the resinous residue 
which is obtained as by-product at the recti? 
cation of benzaldehyde. 

2. As a step in the manufacture of dyestu?' 
preparations the treatment of mixtures of dif 
?cultly soluble dyestuii’s which have a?inity to 
the acetyl cellulose, and water, with the sul 
fonation product of the resinous residue 
which is obtained as by-product at the recti?r 
cation of benzaldehyde. - 

3. As steps in the‘ manufacture of dyestu?' 
preparations the treatment of mixtures of dif 
?cultly soluble dyestu?'sand water with the 
sulfonation product of the resinous residue 
which is obtained as by-product at the recti 
?cation of benzaldehyde, followed by drying 
the pastes thus obtained. 

4. As steps in the manufacture of dyestuif 
preparations the treatment of mixtures of 
di?icultly soluble dyestu?'s and water with the 

‘a sulfonation product of the resinous residue 
which is obtained as by-product at the recti? 

‘ cation of benzaldehyde, followed by drying 
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the pastes thus obtained in presence of sul?te 
cellulose waste liquor. 

5. As steps in the manufacture of dyestu?' 
preparations the treatment of mixtures of 
di?iculty soluble dyestu?'s which have a?inity 
to acetyl cellulose, and water, with the sulfo 
nation product of the resinous residue which 
is obtained as by-product at the recti?cation of 
benzaldehyde, followed by drying the pastes ' 
thus obtained in presence of sul?te cellulose 
waste liquor. 

6. As new products the preparations pro 
duced according to claim 1, consisting of 
emulsions of di?icultly soluble dyestuffs, wa 
ter, and the sulfonation product of the resin 
ous residue which is obtained as by-product 
at the recti?cation of benzaldehyde. 

7. As new products the preparations pro 
duced according to claim 2, consisting of 
emulsions of di?icultly soluble dyestuffs which 
have a?inity to acetyl cellulose, water, and’ the 
sulfonation product of the‘ resinous residue 
which is obtained as by-product at the recti? 
cation of benzaldehyde. » 

8. As new products the dry preparations 
produced according to claim 3, which form 
powders consisting of di?icultly soluble dye~ 

‘ stu?’s and the sulfonation product of the res 
inous residue which is obtained as by-product 
at the recti?cation of benzaldehyde. and which 
disintegrate in water with formation of ?ne 
ly dispersed ‘emulsions; v ‘ 

9. As new products the dry preparations 
produced according to claim 4, which form 
powders consisting of di?icultlyvsoluble dye 
stuffs, the sulfonation product ofthe resinous 
residue which is obtained as by-product at the 
recti?cation of benzaldehyde, and sul?te 
cellulose waste liquor, and which disintegrate 
in water with formation of ?nely dispersed 
emulsions. . 

3 

10. As new products the dry preparations 
produced according to claim 5, which form 
powders consisting of di?icultly soluble dye 
stuffs having affinity to acetyl cellulose, the 
sulfonation product of the resinous residue 
which is obtained as by-product at the rec 
ti?cation of benzaldehyde, and sul?te cellu 
lose waste liquor, and which disinte rate in 
water with formation of ?nely dispersed 
emulsions. ' 

In witness whereof we have hereunto signed 
our names this 14th day of May,’1927. 

FRIEDRICH FELIX. 
OTTO ALLEMANN. 
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